The tris(trimethylsilylsiloxide) ligand, also known as hypersiloxide, is an extremely bulky group. In an attempt to make the monomeric Al(OSi(SiMe 3 ) 3 ) 3 , AlCl 3 was combined with 3 equiv. of potassium hypersiloxide. The crystalline product isolated (40% yield), namely di-3 -chlorido-bis . This ring is on an inversion center, and there is no supramolecular coordination.
Chemical context
Alkoxides and siloxides of electropositive metals with empty p and d orbitals, such as aluminum, tend to be dimers, trimers, or higher oligomers, from coordination between the alkoxy oxygens and the metal atom on another molecule. One way to prepare monomeric homoleptic compounds of such metals is by using extremely bulky ligands that prevent intermolecular coordination. One of the bulkiest siloxide ligands known is tris(trimethylsilyl)silyl, also known as hypersilyl (Niemeyer, 2006) . While the hypersiloxide (Boyle et al., 2018) could potentially have enough steric bulk to enable a homoleptic monomeric aluminum alkoxide to be prepared, we isolated a dimer of a KCl addition compound, dimerized through potassium and chlorine. The title compound was the only product that crystallized, but there were other products present, and these products decomposed during an attempt at sublimation. If less bulky, and thus more volatile, aluminum siloxides or alkoxides can form a stable soluble KCl adducts, which could lead to a means of solubilizing alkali metal halides from organometallic reactions without using protic solvents.
Structural commentary
Each tris(hypersiloxy)chloroaluminate ion is joined into the dimeric structure by a K + ion coordinated to the chlorine atoms and one of the siloxy oxygen atoms, O1 (Fig. 1) . The K 2 Cl 2 ring is constrained by symmetry to be planar as it is on an inversion center, but the adjoined four-membered K1-Cl1-O1-Al1 rings deviate slightly from planarity, with the angle between the K 2 Cl 2 plane and mean K1-Cl1-Al1-O1 planes being 47.8 (1) . The coordination around the aluminum atom is approximately tetrahedral with angles ranging from 100.32 (6) to 114.63 (8) . Both Al-O bonds to the terminal ISSN 2056-9890 siloxy ligands are 1.711 (1) Å , and the Al1-O1 bond is slightly longer at 1.746 (1) Å , within the normal range for aluminum siloxides. In a series of aluminum complexes of silanediols, terminal Al-O bonds ranged from 1.709 (2) to 1.781 (4) Å , and all Al-O bonds to siloxide oxygen atoms bridging between aluminum atoms were longer than 1.8 Å (Krempner et al., 2007) . Likewise, the aluminum phenylsiloxide Al(OSiPh 3 ) 3 (THF) with all terminal siloxides has Al-O bond lengths ranging from 1.696 (5) to 1.709 (5) Å (Apblett et al. 1992) . K 2 Cl 2 rings in organometallic complexes can be isolated or part of larger K-Cl assemblages. For isolated K 2 Cl 2 rings, both planar and puckered rings are known, with planar rings lying on an inversion center the most common. The K-Cl distances in the title compound at 3.1131 (8) and 3.319 (3) Å are normal for this kind of feature, and the ring angles of 77.41 (2) and 102.60 (2) around K and Cl, respectively, are typical for this kind of ring. Reported examples of similar features are in K[GaCl]{Co 2 (CO) 6 (-CO)}{Co(CO) 4 }, which has K-Cl distances of 3.129 (1) and 3.197 (1) Å and angles of 73.82 (3) and 106.18 (3) (Leiner et al., 2002) , and in a chloroaluminate complex [K-Cl distances of 3.160 (2) and 3.192 (1) Å and angles of 75.66 (3) and 104.24 (4) ; Abdalla, et al., 2015] .
Supramolecular features
The molecule is completely surrounded by ligands and thus there are no supramolecular features.
Database survey
A search of the Cambridge Structural Database (V 5.38, update May 2017; Groom et al., 2016) (Krempner et al., 2007) . A search for a tri(organosilyl)siloxy ligand attached to a metal produced six unique hits. These include Fe II and Co II complexes (Kornev et al., 1997 and Chesnokova et al., 2002) , lanthanide(III) complexes (Kornev et al., 1999) , and Ta V complexes (Wu et al., 2002) .
Synthesis and crystallization
Hypersilanol was prepared by literature methods (Gilman & Harrell, 1966) . The silanol HOSi(SiMe 3 ) 3 (3.00 g, 11.3 mmol) was mixed with KH (0.45 g, 11.2 mmol) and dry heptane (15 mL) in a reaction bulb equipped with a Kontes valve in an argon-filled drybox. After 1 day, sublimed AlCl 3 (0.50 g, 3.75 mmol) was added to the bulb with another 5 mL of heptane, and the bulb was sonicated for 1 day in a bath sonicator. The reaction was returned to the drybox and filtration was attempted through a fine frit. The frit clogged after a small amount of filtrate went through. Filtration was resumed through 1 cm diameter PTFE membranes with a nominal 0.22 mm size. The membrane had to be changed twice, but filtration was finally completed after two weeks. Crystals of the title compound grew in the filtrate (64 mg isolated). The liquid was decanted from the crystals, the solvent removed, Computer programs: CrysAlis PRO (Agilent, 2014) , SHELXT (Sheldrick, 2015a) , SHELXL2016 (Sheldrick, 2015b) and SHELXTL (Sheldrick, 2008) .
Figure 1
Diagram of the title compound, with displacement ellipsoids drawn at the 30% probability level. H atoms omitted for clarity. Symmetry code A:
leaving a semi-solid mixture. An attempt at sublimation resulted in decomposition. A repeat preparation using the same quantities of reactants in 40 mL heptane was sonicated for 3 h and then stirred at 338 K overnight. The mixture was filtered through a 47 mm diameter 0.22 mm PVDF filter membrane, and the filtrate pumped to a white solid, whose NMR showed multiple products. This white solid was recrystallized from a minimum amount of hot heptane under argon, affording 1.335 g (40%) of colorless crystals of the title compound. NMR (C 6 
Refinement
Crystal data, data collection and structure refinement details are summarized in Table 1 .
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Di-µ 3 -chlorido-bis[µ 2 -tris(trimethylsilyl)silanolato]tetrakis[tris(trimethylsilyl)silanolato]dialuminiumdipotassium
Crystal data 
Special details
Geometry. All esds (except the esd in the dihedral angle between two l.s. planes) are estimated using the full covariance matrix. The cell esds are taken into account individually in the estimation of esds in distances, angles and torsion angles; correlations between esds in cell parameters are only used when they are defined by crystal symmetry. An approximate (isotropic) treatment of cell esds is used for estimating esds involving l.s. planes. 0.0240 (7) 0.0234 (7) 0.0308 (7) 0.0039 (5) 0.0088 (6) 0.0026 (6) O2 0.0302 (7) 0.0190 (7) 0.0343 (7) −0.0003 (6) 0.0108 (6) −0.0037 (6) O3 0.0320 (7) 
